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(54) Ink for ink Jet recording 

(57) An ink is provided which can realize good 
images on various recording media, especially plain 
papers. 

The inRpomprises at least a water:soluble colprant. 
a water-solDble^ariic solvent, water, and a mixture of 
- twot>r more compounds represented by forrnula (0:^ 



R-[(EO)n-{PO)m]k-T 



wherein 



in 

00 

oi 
o 
Q. 



EG represents an ethyleneoxy groip: 
PC represents a propyleneoxy group; 
T represents an OH group or SO3M wherein M rep- 
resents a hydrogen atom, an alkali metal, an Inor- 
ganic base, or an organic amine; 
m and n are each an integer; 
k is a natural number of not less than 1 ; and 
R represents an aikyi group. 
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Description 

BACKGROUND OF THE INVENTION 
5 FIglcj Qfth? liw^ntiQn 

[0001] The present invention relates to an ink for ink jet recording which can produce high-quality printed images on 
various recording media, and an Inkjet recording method using the same. 

10 BacKgrQund Art 

[0002] Inkjet recording is a method wherein an ink is ^ected as droplets through fine nozzles to record letters or fig- 
ures onto the surface of recording media. Inkjet recording systems which have been developed and put to practical use 
include: a method wherein an electric signal is converted to a mechanical signal using an electrostrictive element to 
IS intermittentiy eject an ink reservoired in a nozzle head section, thereby recording letters or symbols on the surface of a 
recording medium and a method wherein an ink. reservoired in a nozzle head section, in its portion very close to the 
ejection portion is rapidly heated to create a bubble and the ink is intermittently ejected by volume expansion created 
by the bubble to record letters or symbols on the surface of a recording medium. 

[0003] Properties required of inl^ used in the above Ink jet recording are such that the drying property of the print is 
20 good, no feathering is created In prints, good printing can be performed on various recording media, and, in the case of 
multi-color printing, co!or-to-color intermixing does not occur. 

[0004] In particular, prevention of feathering is important for realizing high-quality images. Paper Is likely to create 
feathering because it comprises fibers that are different from one another in ink penetration. In particular, this tendency 
is significant for recycled paper because it comprises various fibers having different ink penetration. For this reason, in 
25 order to prevent the feathering, various proposals have been made on a reduction in penetration of the ink into record- 
ing media or an improvement in drying speed of the printed ink image. 

[0005] For example, Japanese Patent Publication 2907/1990 proposes utilization of glycol ether as a wetting agent. 
Japanese Patent Publication 15542/1989 proposes utilization of a water-soluble organic solvent, and Japanese Patent 
Publication 3837/1990 proposes utilization of a glycol ether as a dye solubilizer. 

30 [0006] Further, in order to improve the penetrability of an ink for Inkjet recording, U.S. Patent No. 5,1 56,675 proposes 
addition of diethylene glycol monobutyl ether, U.S. Patent No. 5,183,502 proposes addition of Surfynol 465 (manufac- 
tured by Nissin Chemical Industry Co., Ltd.) as an acetylene glycol surfactant, and U.S. Patent No. 5,196.056 discloses 
addition of both diethylene glycol mono-n-butyt ether and Surfynol 465. Furthermore. U.S. Patent No. 2,083.372 studies 
and teaches utilization of an ether of diethylene glycol in an Ink. In this connection, diethylene glycol mono-n-butyl ether 

35 is known as butylcarbitol to those skilled in the art, and detailed desaiption thereon is given, for example, in U.S. Patent 
No. 3.291.580. 

[0007] Regarding means for regulating the penetrability of the ink using a pigment, for example, Japanese Patent 
Laid-Open No. 147861/1981 discloses utilization of a pigment and triethylene glycol monomethyl ether in combination. 
Japanese Patent Lald-Open No. 1 1 1 1 65/1 997 discloses utilization of a pigment and an ether of ethylene glycol, dieth- 
40 yiene glycol, or triethylene glycol in combination. 

[0008] On the other hand, a method has been proposed wherein an Ink is printed on a heated recording medium to 
rapidly evaporate the solvent component, thereby permitting the ink to be rapidly fixed onto the recording medium. 
Heating, however, is likely to have an adverse effect on recording media, particularly paper. Further, this method 
involves an additional disadvantage of increased power consumption by heating. 

46 

SUMMARY OF THE INVENTION 

[0009] The present inventors have now found that an ink comprising a compound having a specific structure, when 
used in ink jet recording, can realize good images having good drying speed and no significant feathering on various 
$0 recording media, especially recycled papers. 

[0010] Accordingly, It is an object of the present invention to provide an Ink that can realize good images on various 
recording media, especially plain papers. 

[001 1 ] Thus, according to one aspect of the present Invention, there is provided an ink for ink jet recording, comprising 
at least a water-soluble colorant a water-soluble organic solvent, water, and a mixture of two or more compounds rep- 
55 resented by formula (I): 

R-[{EO)n-(PO)m]k-T 



2 



10/11/06, EAST Version: 2.1,0.14 



EP 0 978 547 A1 

wherein 

EO represents an ethyleneoxy group; 
PO represents a propyleneoxy group: 
5 T represents an OH group or SO3M wherein M represents a hydrogen atom, an alkali metal, an inorganic base, or 
an organic amine; 
m and n are each an integer; 
k is a natural nun^er of not less than 1 ; 

R represents a CaH2a.k-i fli^oup (where a represents natural number of 4 to 10) or an Ra-CaH2a.k.2 group(where a 
10 represents natural number of 4 to 1 0) wherein Ra represents a group represented by formula 

T-I(PO)m''(EO)n']k- 

wherein 

IS EO. PO. T and k each are as defined above; and 
n* and m* are respectively n and m, 

EO and PO being arranged, regardless of order in the parentheses, randomly or as blocks joined together, 

n or n + n' being 1 to 10 with m or m + m' being 0 to 5 when n and m and n' and m' are expressed in terms of the 

average value for the mixture of compounds represented by formula (1) contained in the ink. 

20 

DESCRIPTION OF THE PREFERRED EMBODIMENTS 
Ink for ink jet recording 

25 [001 2] According to the present invention, in the case of monochrome printing, the ink for ink jet recording refers to a 
black ink, while in the case of color printing, the ink for ink jet recording refers to color inks, specifically a yellow ink, a 
magenta ink, a cyan ink, and optionally a black ink. 

Compound represented bv formula (l) 

30 

[001 3] Th e ink for I nkjet recording used in the present Invention comprises a mixture of tvyo or more conpounds rep- 
resented bylorrnula (I). < . 

— [0014]---ln the formula (I), EO represents ethyleneoxy. that is, -CH2CH2O-, and PO represents propyleneoxy, that is, - 
CH2CH2CH20ror -CH(CH3)CH20-. EO and PO may be arranged In the molecule of the cbmp\>und represented by fo^ 

35 mula (I) (that is, in parentheses in formula (0) in any order and may be ananged randomly or as blocks joined together. 
[0015] M in SO3M represented by T represents a hydrogen atom, an alkali metal, an inorganic base, or an organic 
amine. Examples of alkali metals usable herein include lithium, sodium, and potassium. Inorganic bases usable herein 
include ammonia, and organic amines usable herein include mono-lower (preferably having 1 to 6 carbon atoms) 
alkylamines or di-lower (preferably having 1 to 6 cartx)n atoms) alkylamines. Specific examples thereof include 

40 monoethanolamine. diethanolamine, triethanolamine, monoisopropanolamine, and mono-s-butanolamine. 

[0016] The CaH2a-k-i oroup represented by R In formula (I) may be of branched or straight-chain type. In the group, 
a represents natural number of 4 to 1 0 and k reprensets the number of groups -[(EO)n-(PO)m]- which attach to R. Thus, 
when k=1, R represents a C4.10 ^^^l group and specific examples thereof include butyl, pentyl, hexyl. heptyl, octyl, 
nonyl, and decyl groups. The alkyi group having 4 to 10 carbon atoms can provide an ink having good penetrability. As 

45 described above, the alkyi group may be of branched or straight-chain type. In general, however, the branched type is 
prefenred. For example, in the case of a butyl group, utilization of a confound with R representing a branched butyl 
group, that is. an isobutyl or t-butyl group, as a main component can provide an ink having good penetrability which can 
yield high-quality images. According to the present invention, the compound represented by formula (I) is used as a 
mixture. 

50 [001 7] In formula (I), k is a.natural nun^er of; not less.than.l .Tpreferably about-1rto4»Specif icaliy,- as.desaibed<.below. 
the compo und re pre5,eoted>by*formula (I) is obtained by reacting an alcohol with ethylene oxide or propylene'oxide. In 
this case, when an alcohol containing* one OH group is used, k^is 1v while^when a glycol containing 2 OH groupj*atrlol 
having 3 OH groups, and a tetraol containing 40H groups are used.-k values are respectively 2,^3; and4vThere isa 
possibility that OH groups unreacted with lethylene oxide or- propylene*&^ the present 

55 iny;ertiori,'*fiie qomgpundSj represented- by- formulai(0 having^unreacted OH' groups also falPwithlri the scbpe-of the 
present fnvehtioh. " " 

^[0018] R also represents an Ra-CaH2e.k.2 group. The group may be of branched or straight-chain type. Ra represents 
a group represented by formula 
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T-((PO)m'-(EO)nlk- 

wherein 

5 EO. P0» T and k each are as d^ined above; and n' and m' are respectively n and m. Therefore, EO and PO may 
be arranged, regardless of order in the parentheses, randomly or as blocks joined together. 

[001 9J According to the present Invention, n and m and n' and m' are expressed in terms of average value on data for 
the mixture of compounds represented by formula (I) contained in the ink. n or n + n' is 1 to 1 0, and m or m + m' is 0 to 

10 5. When n and m and n* and m' are in the above respective ranges, an ink can be obtained which Is less likely to cause 
foaming, possesses excellent penetration, and can yield images having good quality. According to a prefenred embod- 
iment of ^e present invention, n and m in the mixture of compounds represented by formula (1) satisfy n/m ^ 0.5. 
[0020] The molecular weight of the compound represented by formula (I) may be properly determined with an average 
molecular weight of not more than 2000 being preferred. 

IS [0021] According to a first preferred embodiment of the present invention, the compounds, represented by formula (I), 
constituting the mixture each are such that R represents a CaH2a.k-i group and T represents a hydrogen atom. 
[0022] According to a second preferred embodiment of the present invention, the compounds, represented by formula 
(I), constituting the mixture each are such that R represents an Ra-CaH2a-k-2 group and T represents a hydrogen atom. 
[0023] According to a third prefen'ed embodiment of the present invention, the compounds, represented by formula 

20 (1), constituting the mixture each are such that R represents a CaHga-k-i Q^oup and T represents SO3M. 

[0024] According to a fourth preferred embodiment of the present inventions the compounds, represented by formula 
(I), constituting the mixture each are such that R represents a CaH2a.k-i group. EO represents -CH2CH2O-. PO repre- 
sents - CH(CH3)-CH20-, and T represents a hydrogen atom, R, EO, PO, and T being attached to one another in that 
order to represent formula R-(EO)n-{PO)m-T. 

25 [0025] According to a fifth preferred embodiment of the present Invention, the mixture of compounds represented by 
formula (i) is composed of: 

a compound represented by formula (I) wherein R represents a CaH2a^-i group and T represents a hydrogen atom. 
R, EO. PO, and T being attached to one another in that order to represent fbrmula R"(EO)n-(PO)m-T: and 
30 a compound represented by formula (I) wherein R represents a CaHga-k-i group and T represents a hydrogen atom. 
R, EO, PO, and T being attached to one another in that order to represent formula R-(PO)m-{EO)n-T. 

[0026] The compound represented by formula (I) may be prepared by adding ethylene oxkJe or propylene oxkie In a 
target molar amount to an alcohol having a corresponding structure as a starting compound in an atmosphere of an 
35 alkali or the like. A mixture of two or more compounds represented by formula (f) is generally obtained by the above 
method. 

[0027] In the production of the compound represented by formula, preferal^ly, the alcohol used does not remain unre- 
acted, and, even though a part of the alcohol remains unreacted. the amount of the unreacted alcohol is preferably not 
more than 1% by weight This Is because when the amount of the unreacted alcohol is not more than 1% by weight, 
40 problems do not occur such as wetting of the nozzle face of the head to deteriorate print quality and occun^ence of an 
odor of alcohol. 

( Pi)PrQ pylQn e giyopl mpP9t?Mtyi gther 

45 [0028] According to a preferred embodiment of the present invention, the ink comprises (di)propylene glycol 
monobutyl ether. Incorporation of {di)propylene glycol monobutyl ether can provide inks having higher penetration. The 
amount of (di)propylene glycol monobutyl ether added may be properly determined in such an amount range as will pro- 
vide the effect of imparoving the peneratration. The amount, however, preferably about 0 to 10% by weight more pref- 
erably 0.5 to 5% by weight. 

$0 [0029] According to a further preferred embodiment of the present invention, the weight ratio of the compound repre- 
sented by fbrmula (0 to the (di)propytene glycol monobutyl ether Is in the range of 1 : 0 to 1 : 10. 

Acetylene glycol surfactant 

55 [0030] According to a preferred embodiment of the present invention, the ink according to the present invention con- 
tains an acetylene glycol surfactant. The addition of the acetylene glycol surfactant can provide inks which can realize 
images having good print quality. The amount of the acetylene glycol surfactant added may be properly determined. 
The amount, however, is preferably not more than about 5% by weight, more preferably about 0.1 to 2% by weight. 
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[0031] According to a further preferred embodiment of the present invention, the weight ratio of the compound 
resented by formula (I) to the acetylene glycol surfactant is in the range of 1 : 0 to 1 : 3. 

[0032] Commercially avattable acetylene glycol surfactants may also be used, and examples thereof include Surfynol 
465, TO, and 104 (manufactured by Air Products and Chemicals) and modification products thereof. 

5 

DlftrQethvlene glycol monobutyl ether 

[0033] According to a preferred embodiment of the present invention, the ink contains di(tri)ethylene glycol monobutyl 
ether. The addition of di(tri)ethylene glycol monobutyl ether can provide inks which can realize images having better 
10 print quality. The amount of di(tri)ethylene glycol monobutyl ether added may be properly determined. The amount, 
however, is preferably not more than about 20% by weight. 

[0034] According to a further preferred embodiment of the present Invention, the weight ratio of the compound 
resented by formula (1) to di(tri)etliylene glycol monobutyl ether Is in the range of 1 : 0 to 1 : 10. 

IS CploraPt 

[0035] . Xhe^c^iloranVcpntained the present invention may 6e;either 'a;d^^^^ 

jp036]^^y^4usable»hei;ein.^^^^^ 
f o£Sstuff d/eii'basTd^dy^^ 

20 [0037] Regarding the pigment, inorganic and organic pigments are usable without any particular limitation. Examples 
of Inorganic pigments usable herein Include, in addition to titanium oxide and iron oxide, carbon blacks produced by 
known processes, such as contact, furnace, and thermal processes. Examples of organic pigments usable herein 
Include azo pigments (including azo lake, insoluble azo pigment, condensed azo pigment, and chelate azo pigment), 
polycyclic pigments (for example, phthatocyanine. perytene. perinone, anthraquinone, quinacridone. dioxazine, thioin- 

25 digo, isoindolinone, and quinophthalone pigments), dye chelates (for exanple. basic dye chelates and add dye 
chelates), nitro pigments, nitroso pigments, and aniline black 

[0038] According to the present invention, preferred pigments are dispersibte and/or soluble In water without a disper- 
sant. These pigments are those which have been surface treated so that at least one functional group, selected from 
carbonyl. carboxyl, hydroxyl, and sulfone groups, or a salt thereof is bonded to the surface of the pigment, thereby per- 

30 mitting the pigments to be dispersible and/or soluble in water without a dispersant Specifically, these pigments can be 
prepared by grafting a functional group or a molecule containing a functional group onto the surface of cart)on black by 
physical treatment, such as vacuum plasma, or chemical treatment. In the present invention, a single type or a plurality 
of types of functional groups may be grafted onto one carbon black particle. The type of the functional group to be 
grafted and the degree of grafting may be suitably determined by taking the dispersion stability in the ink. the color den- 

35 sity, the drying property at the front face of the ink jet head and the like into consideration. 

[0039] In the present invention, when the pigment Is stably present in water without any dispersant, this state is 
expressed as the state of ""dispersion and/or dissolution.** Not infrequently, it is difficult to distinguish the state of disso- 
lution of a material from the state of dispersion of the material. In the present invention, any pigment can be used so far 
as the pigment is stably present in water without any dispersant independently of whether the pigment is in a dispersion 

40 form or a solution form. In the present specification, a pigment, which can stably exist in water without any dispersant 
is often referred to as a ''water-soluble pigment." The water-soluble pigment in this case, however, does not exclude a 
pigment which is in the state of dispersion in water. 

[0040] According to a preferred embodiment of the present invention, the pigment is used as a pigment dispersion 
having an average particle diameter of 50 to 200 nm and a degree of dispersion of not more than 10. 
45 [0041] The pigment, which is preferably used in the present invention, may be prepared, for example, by a method 
disclosed in Japanese Patent Laid-Open No. 3498/1996. Further, the above pigment may be a commercially available 
one. and preferred examples thereof include Microjet CWl manufactured by Orient Chemical Industries, Ltd. 
[0042] The amount of the pigment added to the ink is preferably 3 to 30% by weight, more preferably about 5 to 1 7% 
by weight. 

so 

Water-soluble organic solvent 

[0043] Examples of the water-soluble-organic solyent^cqntained injtje ink according to the present invention Include^ 
alkyl alcohols lTavin'gM'to^4^c^i3on atoms, such as ethand, methanoCFutanol, propanol, and isopropanol: glycol ethers. 
55 such as ethylene glycol monomethyl ether, ethylene glycol monoethyl ether, ethylene glycol monobutyl ether, ethylene 
glycol monomethyl ether acetate, diethylene glycol monomethyl ether, diethylene glycol nronoethyl ether, diethylene 
glycol mono-n-propyl ether, ethylene glycol mono-iso-propyl ether, diethylene glycol mono-iso-propyl ether, ethylene 
glycol mono-n-butyl ether, diethylene glycol mono-n-butyl ether, triethylene glycol mono-n-butyl ether, ethylene glycol 
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mono-t-butyt ether, diethylene glycol mono-t-butyl ether, 1-nnethyi-1-methoxybutanol, propylene glycol monomethyl 
ether, propylene glycol monoethyl ether, propylene glycol mono-t-butyl ether, propylene glycol nrH)no-n-propyl ether, 
propylene glycol mono-iso-propyl ether, dipropylene glycol monomethyl ether, dipropylene glycol nronoethyl ether, 
dipropylene glycol mono-n-propyl ether, dipropylene glycol mono-iso-propyl ether, propylene glycol mono-n-butyl ether, 
5 and dipropylene glycol mono-n-butyf ether; formamide; acetamide; dimethyl sulfoxide; sorbit; sorbitan; acetin; diacetin; 
triacetin; and sulfolane. 

[0044] The amount of the water-soluble organic solvent added to the ink is preferably 1 to 30% by weight, more pref- 
erably about 3 to 15% by weight. 

10 Water and other additives 

[0045] According to the ink of the present Invention, water is a main solvent. Water may be pure water obtained by 
ion exchange, ultrafiltration, reverse osmosis, distillation or the like, or ultrapure water. Further, water, which has been 
sterilized by ultraviolet irradiation or by addition of hydrogen peroxide, is suitable because, when the ink is stored for a 

15 long period of time, it can prevent the growth of mold or bacteria. 

[0046] According to a preferred embodiment of the present invention, a water-soluble glycol is added to the ink. Exam- 
pies of preferred water-soluble glycols include ethylene glycol, diethylene glycol, triethytene glycol, propylene glycol, 
dipropylene glycol, tripropylene glycol, polyethylene glycol having a molecular weight of not more than 2000, 1 ,3-pro- 
pylene glycol, isopropylene glycol, isobutylene glycol, 1,4-butanediol, 1.3-butanediol. 1.5-pentanediol. 1,6-hexanediol, 

20 glycerin, mesoerythrrtoi, and pentaerythritd. Water-soluble glycols function to prevent the Ink from drying In the front 
face of nozzles. 

[0047] The amount of the glycol added to the Ink is preferably 1 to 30% by weight, more preferably about 3 to 1 5% by 
weight. 

[0048] According to a preferred embodiment of the present invention, various saccharides may also be used in the 
25 ink Prefen^ed saccharides usable herein include monosaccharides and polysaccharides. More specific examples 
thereof Include glucose, mannose. fructose, ribose, xylose, arabinose. lactose, galactose, aldonic acid, glucitose. mal- 
tose, cellobiose, sucrose, trehalose, maltotriose, alginic acid and salts thereof, cyclodextrins. and celluloses. The 
amount of the saccharide added to the Ink Is preferably about 0.05 to 30% by weight 

[0049] The addition of the saccharkie can prevent a clogging phenomenon where the ink dries at the front end of the 
30 head and consequently clogs the head. In this connection, the amount of conventional saccharides, i.e., monosaccha- 
rides and polysaccharides, added to the ink is preferably about 3 to 20%. On the other hand, the amount of alginic acid 
and salts thereof, cyclodextrins. and celluloses added to the ink Is preferably such that the low viscosity of the ink can 
be maintained permitting proper printing. 

[0050] According to a preferred embodiment of the present invention, the ink may further comprise a surfactant. Pre- 
ss ferred surfactants which may be added to the ink are those having good compatibility with other ingredients of the Ink, 
and. among the surfactants, those having high penetrability and good stability are preferred. Preferred exanples 
thereof include amphoteric surfactants and nonionic surfactants. Examples of amphoteric surfactants usable herein 
include tauryldimethylaminoacetic acid betaine, 2-aikyl-N-cart)oxymethyl-N-hydroxyethylimidazolinium betaine, coconut 
oil fatty acid amide propyldimethylaminoacetic acid betaine, polyoctylpolyaminoethylglycine. and imkiazoline deriva- 
40 tives. Exanrples of nonionic surfactants usable herein include ether surfactants, such as polyoxyethylene nonylphenyl 
ether, polyoxyethylene octylphenyl ether, polyoxyethylene dodecylphenyl ether, polyoxyethylene alkylallyl ether, polyox- 
yethylene oleyl ether, polyoxyethylene lauryl ether, polyoxyethylene alkyi ether, and polyoxyaikylene alkyl ether, polyox- 
yethyleneoleic acid, ester surfactants, such as polyoxyethyleneoleic ester, poiyoxyethylenedistearic ester, sorbitan 
iaurate, sorbitan monostearate, sorbitan monooleate, sorbitan sesquioieate. polyoxyethylene monooteate, and polyox- 
45 yethylene stearate, and f luorosurfactants, such as f luoroalkyl esters and salts of perf luoroalkylcarboxylic ackls. It is also 
possible to use acethylene glycol surfactants, and examples of acethylene glycol surfactants usable herein include 
Surfynd 465. TQ, and 104 (manufactured by Air Products and Chemicals) and modification products thereof. Addition 
of the surfactant permits the penetrability of the ink to be further efficiently regulated. Further, this can offer an additional 
advantage that the water solubility of the compounds represented by the formulae (I) can be Improved. 
so [0051] pie amount of the surfactant added to the ink is preferably 0.01 to 5% by weight, more preferably about O.l.to 
3% by weight. 

[0052] According to a preferred embodiment of the present Invention, when the colorant is a pigment, the ink may 
further comprise an emulsion. Addition of the emulsion can improve the fixation and rubbing/scratch resistance of the 
resultant print. Preferably, the emulsion comprises a continuous phase of water and a dispersed phase of acrylic resin, 
55 methacrylic resin, styrene resin, urethane resin, acrylamide resin, or epoxy resin or a mixture of these resins. Particu- 
larly prefenred is an emulsion wherein the dispersed phase conprises a resin composed mainly of acrylic acid and/or 
methacrylic acid. The resin is not limited by copolymerization methods and may be. for example, a block copolymer, a 
random copolymer or the like. Further, preferably, the emulsion used in the ink of the present invention has a film fbrm- 
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ing property and has a lowest possible film forming temperature of preferably room temperature or below, more prefer- 
ably 0 to 20*C. 

[0053] According to a preferred embodiment of the present invention, the resin component of the emulsion is a resin 
particle having a core/shell structure comprising a core sun-ounded by a shell. For example, the resin particle may be 
constructed so that a resin component capable of improving the drying to the touch and the fixation of the ink is Incor- 
porated Into the core and a resin component, which permits resin particles to stably exist in the ink. is Incorporated into 
the shell. According to a preferred embodiment of the present invention, the shell comprises a resin having either a 
crosslinked structure or a structure with the number of benzene nuclei being larger than that in the structure of the core. 
[0054] Materials for the shell usable herein include styrene, tetrahydrofurfuryl acrylate and butyl methacrylate. (a. 2. 
3, or 4)-alkylstyrene, (a, 2, 3, or 4)-alkDxystyrene, 3,4-dimethylstyrene. ai3henhylstyrene, divinylbenzene, vinylnaph- 
thalene, dimethylamino (meth)acrylate, dimethylaminoethyl (meth)aaylate, dimethyiaminopropylacrylamide, N.N- 
dimethylaminoethyl acrylate, acryloylmorpholine. N.N-dimethylacrylamide, N-lsopropylacrylamide. N.N-diethylacryla- 
mide, methyl (meth)acrylate, ethyl (meth)acrylate. propyl (meth)acrylate, ethylhexyl (meth)acrylate, and other alkyl 
(meth)acrylates, methoxydiethylene glycol (meth)acrylate, (meth)acrylate of an ethyl, propyl, or t)utyl ester of diethylene 
glycol or polyethylene glycol, cydohexyl (meth)acrylate, benzyl (meth)acrylate. phenoxyethyl (meth)acrylate. Isotwrnyl 
(meth)acrylate. hydroxyalkyi (m6th)acrylate. fluorine-, chlorine-, or silicon-containing (meth)acrylate. (meth}acrylamide. 
and maieic amide. 

[0055] When a crosslinked structure Is introduced in addition to the above (meth)acrylic add. it is possible to use 
(mono, di. tri. tetra, or poly)ethylene glycol di{meth)acrylate. (meth)acrylates of 1 .4-butanediol. 1 ,5-pentanediol, 1,6- 
hexanediol, 1,8-octanediol, and 1.10-decanediol, trimethylolpropanetri(meth)acrylate, glycerin (di or tri)(meth)acrylate, 
di(meth)acrylate of ethylene oxide adduct of bisphenol A or F. neopentyl glycol di(meth)aaylate. pentaerythritol tetra 
(meth)acrylate. and dipentaerythritol hexa(meth)acrytate. 

[0056] For the formation of the core, the same materia) as used in the formation of the shell may be used. 
[0057] Emulsifiers usable for the formation of the above polymeric fine particles indude sodium laurylsutfate, potas- 
sium lauryisuHate. anionic surfactants, nonionic surfactants, and amphoteric surfactants, which are commonly used in 
the art. 

[0058] Polymerization Initiators usable herein indude potassium persulfate, ammonium persuifate. hydrogen persul- 
fate, azobisisobutyronitrile, benzoyl peroxide, dibutyt peroxide, peracetic add. cumene hydroperoxide, t-butyl hydrox- 
yperoxide, and p-menthane hydroxyperoxide. 

[0059] Chain transfer agents usable for the polymerization include t-dodecylmercaptan. n-dodecyimercaptan, n- 
octylmercaptan. xanthogen compound, such asdimethylxanthogendisulfide ordiisobutylxanthogendisutfide, dipentene, 
indene, 1 ,4-cyclohexadiene. dihydrof uran, and xanthen. 

[0060] According to a prefen^ed embodiment of the present invention, the molecular weight of the emulsion is prefer- 
ably not less than 1000. more preferably about 10.000 to 100,000. 

[0061] The emulsion used in the present invention may be a commercially available one, and examples thereof 
include Z116 manufactured by Mitsui Toatsu Chemicals, Inc. 

[0062] The amount of the emulsion added may be properly determined. For example, It Is preferably about 0.5 to 1 0% 
by weight, more preferably about 3 to 5% by weight 

[0063] The Ink of the present invention may contain, in addition to the above ingredients, otiier Ingredients. Examples 
of other Ingredients usable herein include preservatives, antioxidants, ultraviolet absorbers, electric conductivity adjus- 
ters, pH adjusters, viscosity modifiers, surface tension modifiers, oxygen absorbers, and nozzle clogging preventives. 
[0064] For example, sodium benzoate, pentachlorophenol sodium, 2-pyridinethlol-1 -oxide sodium, sodium sort)ate, 
sodium dehydroacetate, and 1,2-dibenzotWazoline-3-one (Proxel GRL, Proxel BDN, Proxel QXL, Proxel XL-2, and 
Proxel TN. manufactured by ICI) may be used as preservatives or antimold in the ink of the present invention. 
[0065] Compounds usable as pH adjusters. sotLA)ilizers, or antioxidants in the ink include: amines, such as dieth- 
anolamine. trietiianoiamine. propanolamine, and morpholine. and modification products thereof: inorganic salts, such 
as potassium hydroxkie. sodium hydroxide, and lithium hydroxide: ammonium hydroxide; quaternary ammonium 
hydroxide, such as tetrametiiylammonium; salts of carbonic acid, such as potassium cart>onate, sodium carbonate, and 
litiiium carbonate; salts of phosphoric acid, such as potassium phosphate, sodium phosphate, and lithium phosphate; 
N-metiiyl-2-pyrrolidone; urea compounds, such as urea, tiiiourea. and tetramethylurea; allophanate compounds, such 
as allophanate and methyl allophanate: biuret con^unds. such as biuret, dimethylbiuret. and tetramethylbiuret; and L> 
ascorbic acid and salts tiiereof. 

[0066] Examples of antioxidants and ulfaviotet absorbers indude Tinuvin 328. 900, 11 30. 384. 292. 123. 144. 622. 
770. and 292. Irgacor 252 and 153, and Irganox 1010. 1076. 1035. and MD1024. manufactured by Ciba-Geigy. and lan- 
thanide oxides. 

[0067] Viscosity modifiers usable herein include rosin compounds, alginic acid compounds, polyvinyl alcohol, hydrox- 
ypropyt cellulose, carboxymethyl cellulose, hydroxyethyt cellulose, methyl cellulose, salts of polyacrylic acU, polyvinyl 
pyrrolidone. gum arable, and starch. 
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[0068] The Ink jet recording method used with the ink according to the present Invention refers to a recording method 
wherein a droplet of an ink is ejected and deposited onto a recording medium to perform printing. Examples of such ink 

5 jet recording methods Include, for example, a method wherein an electric signal is converted to a mechanical signal 
using an electrostrictive element to intermittently eject an ink reservoired in a nozzle head section, thereby recording 
letters or symbols on the surface of a recording medium, and a method wherein an ink. reservoirecl in^a-nbzzl^^He^^ 
section, in its portion very close to the ejection portion is rapidly heated to create a but>bte and the ink is intermittently 
ejected by volume expansion created by the bubt>le to record letters or symbols on the surface of a recording medium. 

10 According to a preferred embodiment of the present invention, the ink of the present Invention is used in ink jet recording 
using an electrostrictive element. This is because methods involving heating of the head section are likely to cause the 
colorant and other ingredients contained in the ink to be decomposed, clogging the head. 

[0069] An ink, which may contain a pigment as the colorant, having a relatively high content of a solid, like the ink of 
the present Invention, when placed in a nozzle without ejection for a long period of time, is likely to dry at the front face 

IS of the nozzle to cause thickening, leading to an ink droplet trajectory directionality problem. In this case, slightly moving 
the ink with care not to cause the ink to be delivered from the front face of the nozzle can stir the ink, permitting the ink 
to be stably ejected. This can be achieved by pressurizing the ink, by means of pressurizing means for ejecting the ink, 
with care not to cause the ink to be ejected. In the above regulation, use of an electrostrictive element as the pressuriz- 
ing means Is preferred from the viewpoint of easy regulation. Utilization of this mechanism can increase the content of 

20 the pigment in the InK pernnitting a high color density to be provided using a pigment-based ink and. in addition, the ink 
to be stably ejected. 

[0070] When the above slight moving of the ink Is earned- out« in the nozzle face of an ink jet recording apparatu8i«this 
operation is effective for an ink having a pigment content of about 5 to 1 5% by weight, more preferably about 7 to 1 0% 
by weight. 

25 [0071] In use, the ink of the present Invention may be filled into an Ink tank constructed so that a polyurethane foam 
is provided therein and the ink comes into contact with the polyurethane foam. In this case, the glycol ether compound, 
whk^h is preferably used in the present invention, and the acetylene glycol surfactant used In the present Invention are 
adsorbed onto the polyurethane foam. Therefore, preferably, they are added in an excessive amount in consideration 
of the adsorption. Further, the polyurethane foam can ensure a negative pressure by using the ink of the present Inven- 

30 tion and is less likely to be decomposed by ingredients of the ink used in the present invention, or to create a deposit 
causative of clogging of the nozzle. A polyurethane foam not using a curing catalyst containing a metal salt or a cationic 
material is preferred. Specifically, use of a polyurethane foam comprising a polyfunctional Isocyanate, such as tolylene 
diisocyanate or m-xylene diisocyanate, and a material having a plurality of hydroxy! groups, such as a glycol compound 
having an average molecular weight of about 300 to 3000. such as polypropylene glycol or polyethylene glycol, glycerin. 

35 pentaerythritol, dipentaerythritol, neopentyl glycol, propylene glycol, 1 ,3-butanedlol, 1 ,4-butanedlol, or 1 .5-pentanedlol, 
is preferred from the viewpoint of ensuring negative pressure, by virtue of the stability of foam shape, and chemical sta- 
bility. 

[0072] When the acetylene glycol surfactant is utilized, a part of the acetylene glycol surfactant is adsorbed onto the 
polyurethane foam. Therefbre. when the acetylene glycol surfactant is added to the ink, the composition of the Ink 
40 should be determined by taking into consideration the amount of the acetylene glycol surfactant adsorbed onto the ure« 
thane foam. 

[0073] According to a preferred embodiment of the present invention, the ink of the present Invention Is printed by 
ejecting a droplet of the ink through a nozzle the front end (head) of which has a water-repellent surface. More specifi- 
cally, the front end of the nozzle preferably has a structure produced by providing a stainless steel material as a base 
45 n)aterial, applying a eutectoid plating of tetrafluoroethylene and nickel on the base, and heat-treating the plating to form 
a water-repellent layer. In addition, utilization of a eutectoid plating of tetrafluoroethylene and a highly non-oxidizable 
metal, such as chromium, titanium, gold, platinum, silver, or iridium, instead of nickel is also preferred. A combination 
of the Ink according to the present invention with the above nozzle enables continuous printing to be stably performed 
for a long period of time. 

$0 [0074] According to a more preferred enU^iment of the present invention, the contact angle of the Ink on the water- 
repellent surface at the front end of the nozzle Is 50 degrees or above at a general operation temperature of the printer 
(for example. 1 5 to 60*'C). According to this embodiment, Improved print quality and continuous printing can be realized. 

E?<AIVIP|.ES 

55 

[0075] The present Invention will be described in wore detail with reference to the following exanples, though It is not 

limited to these examples only 

[0076] In the following description, the following abbreviations are used. 
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DEGmBE: diethytene glycol mono-n-butyl ether 
DMi: 1,3-dimethy'2-imida2oIidinone 
PGmBE: propylene glycol mono-n-butyl ether 
MPO: 2-methyl-2,4-pentanediol 
DPGmBE: dipropylene glycol mono-n-butyl ether 
TEGmBE: triethylene glycol mono-n-butyl ether 

[0077] in the following description, n, m, n'. and m' each are the average value on a weight basis of the compound 
represented by formula (I) present in the system. 

Preparation of polymeric fine partides 

[0078] Polymeric fine particles A to 0 used in the following exanples were prepared as follows. 
Polymeric fine pgrtiplQ A 

[0079] Ion-exchanged water (100 parts) was placed in a reactor equipped with a dropping device, a thermometer, a 
water cooling type reflux condenser, and a stirrer. Potassium persulfate as a polymerization initiator (0.2 part) was 
added to the system with stirring in a nitrogen atmosphere at lO^'C. A monomer solution was prepared by adding 0.05 
part of sodium laurylsulfate, 5 parts of styrene, 6 parts of tetrahydrofurfuryl acrylate, 5 parts of butyl methacrylate, and 
0.02 part of t<lodecylmercaptan to 7 parts of Ion-exchanged water. This monomer solution was added dropwise to the 
reactor at 70^C to perform a reaction. Thus a primary compound was prepared. A 10% ammonium persulfate solution 
(2 parts) was added to the primary compound. The mixture was stin'ed. A reaction solution composed of 30 parts of 
ion-exchanged water. 0.2 part of potassium laurylsulfate, 30 parts of styrene. 15 parts of butyl methacrylate, 16 parts 
of butyl acrylate, 2 parts of acrylic acid. 1 part of 1.6-Hexanedlol dimethacrylate, and 0.5 part of t-dodecylmercaptan 
was added to the mixture at 70''C with stirring to perform a polymerization reaction. Thereafter, tiie system was neutral- 
ized with ammonia and adjusted to pH 8 to 8.5, followed by filtration through a 0.3 ^m filter to obtain polymeric fine par- 
ticle A as an emulsion. 

Polymeric fine particle B 

[0080] Ion-exchanged water (100 parts) was placed in a reactor equipped with a dropping device, a thermometer, a 
water cooling type reflux condenser, and a stirrer. Potassium persulfate as a polymerization initiator (0.2 part) was 
added to the system with stirring in a nitrogen atmosphere at 70°C. A monomer solution was prepared by adding 0.05 
part of sodium laurylsulfate. 10 parts of styrene, 10 parts of butyl metiiacrylate. and 0.02 part of t-<Jodecylmercaptan to 
7 parts of ion-exchanged water. This monomer solution was added dropwise to the reactor at 70°C to perform a reac- 
tion. Thus a primary compound was prepared. A 10% ammonium persulfate solution (2 parts) was added to tfie primary 
compound. The mixture was stirred. A reaction solution composed of 30 parts of ion-exchanged water. 0.2 part of 
potassium laurylsulfate. 35 parts of styrene, 25 parts of butyl methacrylate. 10 parts of acrylic add. 1 part of bisphenol 
A dimethacrylate, and 0.5 part of t-dodecylmercaptan was added to tiie mixture at 70*'C with stin-ing to perform a polym- 
erization reaction. Thereafter, the system was neutralized with ammonia and adjusted to pH 8 to 8.5, followed by filtra- 
tion through a 0.3 urn filter to obtain polymeric fine particle B as an emulsion. 

PQlymgrjcfineparticigC 

[0081} ion-exchanged water (100 parts) was placed in a reactor equipped with a dropping device, a thermometer, a 
water cooling type reflux condenser, and a stirrer. Potassium persulfate as a polymerization initiator (0.2 part) was 
added to the system with stirring in a niti'ogen atmosphere at TO^'C. A monomer solution was prepared by adding 0.05 
part of sodium laurylsulfate. 1 5 parts of styrene, 6 parts of benzyl methacrylate. 10 parts of butyl methacrylate, and 0.02 
part of t-dodecylmercaptan to 7 parts of ion-exchanged water. This monomer solution was added dropwise to tiie reac- 
tor at 70*^0 to perform a reaction. Thus a primary oori^und was prepared. A 10% ammonium persulfate solution (2 
parts) was added to the primary compound. The mixture was stirred. A reaction solution composed of 30 parts of ion- 
exchanged water. 0.2 part of potassium laurylsulfate, 30 parts of styrene, 15 parts of butyl metiiacrylate, 10 parts of 
acrylic acid, 1 part of ti'iethanolpropane ti-imethacrylate. 1 part of 1,6-hexanediol dimethacrylate, and 0.5 part of t- 
dodecylmercaptan was added to the mixture at 70°C witti stirring to perform a polymerization reaction. Thereafter, tiie 
system was neutralized witii ammonia and adjusted to pH 8 to 8.5, followed by filtration through a 0.3 pm filter to obtain 
polymeric fine partide C as an emulsion. 
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Polymeric fine particle D 

[0082] Ion-exchanged water (100 parts) was placed in a reactor equipped with a dropping device, a thermometer, a 
water cooling type reflux condenser, and a stirrer. Potassium persulfate as a polymerization initiator (0.2 part) was 
added to the system with stirring In a nitrogen atmosphere at 70*^C, A monomer solution was prepared by adding 0.05 
part of sodium iaurylsulfate, 1 5 parts of styrene. 1 5 parts of butyi methacrylate, and 0.02 part of t-dodecyimercaptan to 
7 parts of Ion-exchanged water. This monomer solution was added dropwise to the reactor at 70°C to perform a reac- 
tion. Thus a primary compound was prepared. A 1 0% ammonium persulfate solution (2 parts) was added to the primary 
compound. The mixture was stirred. A reaction solution composed of 30 parts of ion-exchanged water, 0.2 part of 
potassium Iaurylsulfate. 30 parts of styrene. 15 parts of butyl methacrylate. 1 part of dipentaerythrltol hexamethacr- 
ylate. and 0.6 part of t<todecylmercaptan was added to the mixture at 70^C with stirring to perform a polymerization 
reaction. Thereafter, the system was neutralized with ammonia and adjusted to pH 8 to 8.5. followed by filtration through 
a 0.3 ^m filter to obtain polymeric fine partide D as an emulsion. 

gy^mpl^ A 

Preparation of inks 

[ O0p3] In the following examples, water-soluble pigments 1 to 4 are water-soluble pigments prepared by oxidizing the 
surface of carbon black having a particle diameter of 1 0 to 30b.nm to introduce a carbonyi-terminated group, a carboxyl- 
terminated group, a hydroxyl-termihated group and/or a suKone-terminated group into the surface of the cait>on black. 
The average particle diameter of the water-soluble pigmentewas as indicated in parentheses (unit: nm). 
[0084] The compounds of formula (I) used in Example A were compounds wherein T represents a hydrogen atom. 
[0085] In the following description, water-solii^le dye 1 is Direct Black 154. water soluble dye 2 Direct Yellow 132, 
water-soluble dye 3 Direct Blue 86, and water-sol ii)te dye 4 Acid Red 52. 

[0086] Into all the inks described below were added 0.1 to 1% by weight of Proxel XL-2 as a corrosion preventive for 
inks and 0.001 to 0.05% by weight of benzotriazole as a corrosion preventive for an Inkjet head member. 



Example Al Amount added (wt%) 



Water-soluble pigment 1 (105) 


5-0 


Compound Al of formula (i) 


8.0 


DEGmBE 


2.0 


Polymeric fine particle A 


3,0 


Glycerin 


6.0 


1 , S^Pentanediol 


5.0 


Triethanolamine 


0.8 


loh^-exchanged water 


Balance 



Compound Al of formula (I) is a compound of formula (I) 
wherein R represents a neopentyl group, n is 3, and m is 1.5. 
Example A2 
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Water-soluble pigment 2 (85) 


4.5 


Compound A2 of formula (I) 


10.0 


Polymeric fine particle A 


3.0 


Dipropylene glycol 


5.0 


Surfynol 465 


1«2 


Triethanolamine 


0.9 


lon^exchanged water 


Balance 



Compound A2 of formula (I) is a compound of formula (I) 
wherein R represents a t-butyl group, n is 3, and m is 1*3, 



Example A3 



Water-soluble pigment 3 (90) 


5.5 


Compound A3 of formula (I) 


10.0 


polymeric fine particle B 


10,0 


Diethylene glycol 


7.0 


Thiodiglycol 


3.5 


1 , 6~Hexanediol 


S.O 


Triethanolamine 


1.0 


Potassium hydroxide 


0,1 


Ion-exchanged water 


Balance 



Compound A3 of formula (I) is a confound of formula (I) 
wherein R represents a US-dimethylbutyl group, n is 3, and 
m is 1.5. 



Example A4 



Water«-6oluble pigment 4 (80) 


5^0 


Water-soluble dye 1 


1.0 


Compound A4 of formula (I) 


8.0 


TEGmBE 


3.0 


Polymeric fine particle C 


1.0 


Diethylene glycol 


3.0 


1 , 5-Pentanediol 


2.0 


Dijnethyl-2-lmidazolidinone 


2.0 


Sodium benzoate 


0,1 


Tr let ha nol amine 


0-7 


Ion-exchanged water 


Balance 



Compound A4 of formula (X) is a compound of formula (I) 
wherein R represents an isobutyl groupr n is 3, andm is 0.5. 
Example A5 
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Water-soluble pigment 1 (105) 


3.0 


Water-soluble dye 1 


1.0 


Compound AS of formula (i) 


7.0 


DEGmBE 


2.0 


Polymeric fine particle D 


1.0 


Glycerin 


14-0 


Triethanolamine 


0,9 


Ion-exchanged water 


Balance 



Compound AS of formula (I) is a mixture of 50% by weight 
of a compound of formula (l), wherein R represents an n« 
hexyl group, n is 4 , and m is 2 , with 50% by weight of a compound 
of formula (I), wherein R represents a 2-ethylhexyl group. 



n is 4, and m is 0« 
Example A6 

Water-soluble dye 2 5.0 

Compound A6 of formula (I) 6.0 

TEGmBE 4 • 0 

Glycerin 15.0 

Thiodiglyco 1 2.0 

1 f 5-Pentanediol 1 . 0 

Triethanolamine 0 . 9 

Ion-exchanged water Balance 



Compound A6 of formula (1) is a compound of formula (I) 
wherein R represents a 1,1-dlmethylbutyl group, n is 4, and 
m is 1. 



Example A7 



Water-soluble dye 3 


5,0 


Compound A7 of formula (1) 


10.0 


OEGmBE 


3.0 


Glycerin 


5.0 


Xrlmethylolpropane 


1.0 


Trimethylolethane 


1.0 


Surfynol 465 


1.0 


Triethanolamine 


0.5 


KOH 


0.05 


Ion-exchanged water 


Balance 



compound A7 of formula ( I ) is a mixture of 50% by weight 
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of a compound of formula (I), wherein R represents a 
1^3-diinethylbutyl group^ n is 3/ and in is 1, with 50% by weight 
of a compound of formula (I) wherein R represents a n-heptyl 
group, n is 3.5, and m is 1* 



Example A8 



10 


Water-soluble dye 4 


5-5 




Compound A8 of formula (l) 


6,0 




Glycerin 


5*0 


15 


Diethylene glycol 


5-0 




Tetrapropylene glycol 


5,0 




Triethanolamine 


0.9 


20 


KOR 


0.1 




Ion-exchanged water 


Balance 



Compound A8 of formula (I) is a mixture of 50% by weight 
of a confound of formula (I) wherein R represents a neopentyl 

25 

group/ n is 1 .0, and m is 0.3, with 30% by weight of a compound 
of formula (I) wherein R represents an n-pentyl group, n is 
2.5, and m is 1.0, and 20% by weight of a compound of formula 

30 

(I) vherein R represents an isopentyl group, n is 3.0, and 
m is 1.5. 

35 

[0087] In the following confiparative examples, the term ^vater-soluble pigments" refers to a carlx>n blade which has 
40 been dispersed with the aid of a styrene/acrylic random copolymer as a dispersant, and the average partide diameter 
thereof was as indicated in the parentheses (unit: nm). 



45 



50 



55 
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Comparath/e Example 1 




Water-soluble pigment 9 (90) 


5.0 


Glycerin 


10.0 


DIspersant 


3.0 


Nonionic surfactant 


1.0 


lon*exchanged water 


Balance 


Comparative Example 2 




Water-soluble dye (Food Black 2) 


5.5 


DEGmME 


7.0 


Diethylene glycol 


10.0 


2-Pynrolidone 


5.0 


Ion-exchanged water 


Balance 


Comparative Example 3 




Water-soluble pigment 11 (110) 


5.5 


Water-soluble dye (Food Black 2) 


2.5 


Diethylene glycol 


10.0 


Nonionic surfactant 


1.0 


(on-exchanged water 


Balance 



30 

Print QvalugtiQn tg?t 

[0088] Characters were printed using the inks prepared in Examples A1 to AS and Comparative Examples A1 to A3 
by means of an ink jet printer MJ-930C (manufactured by Seiko Epson Corp.). Papers used for the evaluation were Con- 

35 queror, Favorit, Modo Copy, Rapid Copy EPSON EPP, Xerox 4024, Xerox 10. Neenha Bond, Ricopy 6200, Yamayurl, 
and Xerox R papers that are plain papers commercially available in Europe, America, and Japan. 
[0089] The prints thus obtained were evaluated for feathering according to the following criteria. 
[0090] Assuming that 10 to 50 mg of a spherical ink droplet was spread in a circular form on the surface of paper, the 
radius of an circumscribed circle. r2. to the radius of an insaibed circle, r 1 , that is. r2/r1 . in the formed ink dot was deter- 

40 mined. The results were evaluated according to the following criteria. 

A: r2/r1 ^ 2.0 
B: 2.0 < r2/r1 s 4.0 
C: 4.0 < r2/r1 ^ 6.0 
45 D: 6.0 < r2/r1 

[0091 ] The results of evaluation were as sunvnarlzed in the following table. 





Ex. A 


CompEx. A 




1 


2 


3 


4 


5 


6 


7 


8 


1 


2 


3 


Conqueror 


A 


A 


A 


A 


A 


A 


A 


A 


C 


C 


D 


Favorit 


A 


A 


A 


A 


A 


A 


A 


A 


D 


D 


D 


Modo Copy 


A 


A 


A 


A 


A 


A 


A 


A 


C 


D 


D 
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(continued) 



10 





Ex A 


Comp.Ex A 




1 


2 


3 


4 


5 


5 


7 


3 


•J 


2 


o 


Rapid Copy 


A 


A 


A 


A 


A 


A 


A 


A 






n 


EPSON EPP 


A 


A 


A 


A 


A 


A 


A 


A 




c 




Xerox P 


A 


A 


A 


A 


A 


A 


A 


A 


c 


D 


D 


Xerox 4024 


A 


A 


A 


A 


A 


A 


A 


A 


c 


D 


D 


Xerox 10 


A 


A 


A 


A 


A 


A 


A 


A 


B 


D 


D 


Neenha Bond 


A 


A 


A 


A 


A 


A 


A 


A 


C 


D 


D 


Ricopy 6200 


A 


A 


A 


A 


A 


A 


A 


A 


B 


C 


D 


Yannayuri 


A 


A 


A 


A 


A 


A 


A 


A 


D 


D 


D 


Xerox R 


A 


A 


A 


A 


A 


A 


A 


A 


C 


D 


D 



Example B 

20 

[0092] In the following exanpies. water-soluble pigments 1 to 4 are water-soluble pigments prepared by oxidizing the 
surface of carbon black having a particle diameter of 1 0 to 300 nm to introduce a cart>onyl-terminated group, a carboxyl* 
terminated group, a hydroxyl-terminated group and/or a sulfone-terminated group into the surface of the carbon black. 
The average particle diameter of the water-soluble pigments was as indicated in parentheses (unit: nm). 
25 [0093] The compounds of formula (I) used in Example B were compounds wherein T represents a hydrogen atom, 
[0094] In the following description, water-soluble dye 1 is Direct Black 154, water-soluble dye 2 Direct Yellow 132, 
water-soluble dye 3 Direct Blue 86, and water-soluble dye 4 Add Red 52. 

[0095] Into all the inks described below were added 0.1 to 1% by weight of Proxet XL-2 as a corrosion preventive for 
inks and 0.001 to 0.05% by weight of benzotriazole as a corrosion preventive for an Inkjet head member. 

30 

Example Bl Amount added (vrt%) 

Water-soluble pigment 1 (105) 5,0 
Compound Bl of formula (I) 8-0 

35 

DEGmBE 2 • 0 



40 



45 



50 



55 



15 



10/11/06, EAST Version: 2.1.0.14 



EP 0 978 547 A1 



Polymeric fine particle A 3.0 
Diethylene glycol 16.0 
2--Pyrrolidone 5.0 
Triethanolamine 0 . 8 

lon*exchangdd water Balance 



The compound Bl of formula ( I ) is a compound of formula 
(I) wherein R represents an Ra-neopentyl group (Ra-(2,2- 
dimethyl) propylene group) , n n' is 3, and m + m* is 1.5. 



Example B2 

Water-soluble pigment 2 (85) 4.5 

Compound B2 of formula (I) 10. 0 
Polymeric fine particle A 3.0 
Dipropylene glycol 5.0 
Surfynol 465 1.2 
Triethanolamine 0 . 9 

Ion-exchanged water Balance 



The compound B2 of formula (I) is a compound of formula 
(I) wherein R represents an Ra-t-butyl group (Ra-(1^1- 
dimethyl) ethylene group)/ n n* is 3, and m m' is 1.3. 



Example B3 

Water-soluble pigment 3 (90) 5.5 
Compound B3 of formula (I) 2.0 

Polymeric fine particle B 10.0 
Diethylene glycol 7-0 
Thiodiglycol 3.5 
1 f 6-Kexanediol 5 . 0 

Triethanolamine 1-0 
Potassium hydroxide 0.1 

Ion-exchanged water Balance 



The compound B3 of formula (I) is a compound of formula 
(1) where R represents an Ra-l,3-dijnethylbutyl group 
(Ra-(l,3-dimethyl)butyXene group), n n' is 3, and m m* 



is 1.5. 

Example B4 

Water-soluble pigment 4 (BO) 5.0 
Water-soluble dye 1 1.0 
Compound B4 of formula (i) 8.0 
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TEGfflBE 


3.0 


Polymeric fine particle C 


1.0 


oiethylene glycol 


3.0 


1 f 5*-Pentanediol 


2.0 


Diinethyl-2«imidazolidlnone 


2.0 


Sodiu2D benzoate 


0.1 


Triethanolamine 


0.7 


Ion-exchanged water 


Balance 



The Compound B4 of formula (I) is a compound of formula 
(I) wherein R represents an Ra-isobutyl group (a 1- 
raethylpropenyl group), n n' is 3/ and m + »• is 0.5. 



Example B5 



Water-soluble pigment 1 (105) 


3.0 


Water-soluble dye 1 


1.0 


Compound BS of formula (I) 


7.0 


OEQaBE 


2.0 


Polymeric fine particle 0 


1.0 


Glycerin 


14.0 


Triethanolamine 


0.9 


Zon-exchanged water 


Balance 



The compound bS of formula (I) is a mixture of 50% by 
weight of a compound of formula (I)/ wherein R represents 
an Ra-n-hexyl group (an Ra-n*hexylene group), n n' is 4, 
and m m* is 2, with 50% by weight of a compound of formula 
(I) wherein R represents an Ra-2-ethylhexyl group (an 
Ra-*2«-ethylhexyXene group), n ^ n' is 4, and m m' is 0. 



Example B6 

Water-soluble dye 2 5.0 

Compound B6 of formula (I) 6.0 

TSQnBE 4 . 0 

Glycerin 15.0 

Thiodiglycol 2 . 0 

1 , 5-Pentanediol 1 • 0 

Triethanolamine 0 . 9 

Ion-exchanged water Balance 



The compound B6 of formula (i) is a con^pound of formula 
(I) wherein R represents an Ra-l, 1-dimethylbutyl group (an 
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Ra-l,l-dimethylbutylene group), n + n* is 4, and m + m' is 
Example 67 



Water-soluble dye 3 


5.0 


Compound B7 of formula (X) 


10.0 


OEQm&H 


3.0 


Glycerin 


5.0 


Trimethylolpropane 


1.0 


Trimethylolethane 


1-0 


Surfynol 465 


1.0 


Triethanolamine 


0.5 


KOH 


0.05 


Ion-exchanged water 


Balance 



The compound B7 of formula (I) is a mixture of 50% by 
weight of a compound of formula (I), wherein R represents 
an Ra-l,3-dimethylbutyl group (an Ra-1 ,3-dlmethylbutyl 
group), n is 3, and m + m* is 1, with 50% by weight of 

a compound of formula (I) wherein R represents an Ra-n-heptyl 
group (an Ra^n-heptylene group), n n' is 3.5, and m ♦ m' 
is 1- 



Example B8 



Water-soluble dye 4 


5.5 


compound BS of formula (I) 


6.0 


Glycerin 


5.0 


Diethylene glycol 


5.0 


Tetrapropylene glycol 


5«0 


Triethanolamine 


0.9 


KOH 


0.1 


lon-exchanged water 


Balance 



The compound B8 of formula (I) is a mixture of 50% by 
weight of a compound of formula (I) wherein R represents an 
Ra-neopentyl group (an Ra'-(2#2-dimethyl)propylene group) , 
n + n* is 1.0, and m + m' is 0.3, with 30% by weight of a 
compound of formula (I), wherein R represents an Ra-n-pentyl 
group (an Ra-n-pentylene group), n + n* is 2.5, and m + m* 
is 1.0, and 20% by weight of a compound of formula (I) wherein 
R represents an Ra-isopentyl group (an Ra-( l-methyl)butylene 
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group), n -I- n' is 3.0# and m m* is 1,5. 



Print evaluation test 

[0096] In the same manner as in Examples A1 to A8 and Comparative Examples B1 to 63, the Inks of Examples B1 
10 to B8 were subjected to a print evaluation test, and the prints were evaluated for feathering. The results were as sum- 
marized In the following table. 





Ex. B 




1 


2 


3 


4 


5 


6 


7 


8 


Conqueror 


A 


A 


A 


A 


A 


A 


A 


A 


Favorit 


A 


A 


A 


A 


A 


A 


A 


A 


Modo Copy 


A 


A 


A 


A 


A 


A 


A 


A 


Rapid Copy 


A 


A 


A 


A 


A 


A 


A 


A 


EPSON EPP 


A 


A 


A 


A 


A 


A 


A 


A 


Xerox P 


A 


A 


A 


A 


A 


A 


A 


A 


Xerox 4024 


A 


A 


A 


A 


A 


A 


A 


A 


Xerox 10 


A 


A 


A 


A 


A 


A 


A 


A 


Neenha Bond 


A 


A 


A 


A 


A 


A 


A 


A 


Ricopy 6200 


A 


A 


A 


A 


A 


A 


A 


A 


Yamayurl 


A 


A 


A 


A 


A 


A 


A 


A 


Xerox R 


A 


A 


A 


A 


A 


A 


A 


A 



Ex^rrpl^C 

[0097] Pigments 1 to 4 below were used in the following examples. 

40 

Pigment 1 

[0098] A styrene/acrylic acid copolymer (weight average molecular weight 25000, acid value 200) (4 parts), 2.7 parts 
of triethanolamine. 0.4 part of isopropyi alcohol, and 72.9 parts of ion-exchanged water were completely dissolved in 
45 one another with heating at 70 ""C. Carbon black MA-100 (manufactured by Mitsubishi Kasei Corp.) (20 parts) was 
added to the solution. After premixing, dispersion was can-led out by means of Eiger Mill (manufactured by Eiger Japan) 
to an average pigment particle diameter of 100 nm (percentage beads packing 70%, media diameter 0,7 mm) to obtain 
pigment 1 as a pigment dispersion. For pigment 1 , the average diameter of dispersed particles was 105 nm. 

so Pigment 2 

[0099] A dispersion of pigment 2 was prepared in the same manner as used in the preparation of the dispersion of 
Pigment 1 . For pigment 2. the average diameter of dispersed particles was 85 nm. 

[0100] Pigments 3 and 4 were prepared by oxidizing (nitrating) the surface of carbon black to introduce a carbonyl- 
terminated group and/or a caiboxyl-terminated group into the surface of the carbon black. Pigments 3 and 4 respec- 



19 



10/11/06, EAST Version: 2,1.0.14 



EP 0 978 547 A1 

tively had an average diameter of dispersed particles of 90 nm and an average diameter of dispersed particles of 80 
nm. 

[0101] In the following description, dye 1 is Direct Black 154, dye 2 Direct Yellow 132. dye 3 Direct Blue 86. and dye 
4 Acid Red 52. 

Example CI Amoant added (wt%) 

Pigment 1 5.0 
Compound CI of formula (I) 15.0 
DEQnBE 2*0 
Glycerin 6 - 0 

1 , 5-Pentanediol 5 • 0 

Trlethanolamine 0 . 8 

Ion-exchanged water Balance 
The compound CI of fomula (I) is a compound of formula 
(I) wherein R represents a neopentyl group, n is 1*0, m is 
1.5, and T represents SO^M wherein M represents sodium. 
Example C2 

Pigment 2 4.5 
Compound C2 of formula (I) I 0.0 

Dipropylene glycol 5.0 
Surfynol 465 1.2 
Triethanolamine 0 . 9 

Xon-exchanged water Balance 

The compound C2 of formula (I) is a compound of formula 
(I) wherein R represents a t-butyl group, n is 1 .0, m is 2.0, 
and T represents SOjM wherein M represents triethanolamine. 

Example C3 

Pigment 3 5.5 
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Compound C3 of formula (I) 10,0 

Diethylene glycol 7 • 0 

Thiodiglycol 3*5 

1 4 6-Kexanediol 5*0 

Triethanolamine 1 • 0 

Potassium hydroxide 0»1 

Ion-exchanged water Balance 



The compound C3 of formula (I) is a compound of formula 
(I) wherein R represents a 1,3-dimethylbutyl group # n is 0, 
m is 4 .5, and X represents SOjM wherein M represents H. 

Example C4 



Pigment 4 


5-0 


Dye 1 


1,0 


Compound C4 of formula (X) 


B.O 


TEGmBE 


3,0 


Diethylene glycol 


3.0 


1 r 5-Pentanediol 


2.0 


D imethy 1 - 2 -Imidazol idinone 


2,0 


Sodium benzoate 


0.1 


Triethanolamine 


0.7 


lon-exchanged water 


Balance 



The compound C4 of formula (I) is a compound of formula 
(I) wherein R represents an isobutyl group, n is 3.0, m is 
1.0, and T represents SOjM wherein M represents ammonia. 



Example C5 

Pigment 1 3.0 

Dye 1 1.0 

Compound 05 of formula (I) 7.0 

DEGmBE 2 • 0 

Glycerin 14.0 

Triethanolamine 0 . 9 

Ion<-exchanged water Balance 



The compound C5 of formula (I) is a mixture of 50% by 
weight of a compound of formula (I) wherein R represents an 
n^hexyl group, n is 4 , 0 , m is 1 . 0 , and T represents SO,M wherein 
M represents potassium, with 50% by weight of a compound of 
formula (l) wherein R represents a 2->ethylhexyl group, n is 
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2.0, m Is I. Or and T represents SO^M wherein M represents 



potassium. 

Example C6 

Dye 2 5.0 

Compound C6 of formula (i) 6*0 

TEGmBE 4.0 

Glycerin 15.0 

Thiodiglycol 2,0 

1 , 5 -Pent a nediol 1 . o 

Triethanolamine 0 • 9 

lon-exehanged water Balance 



The compound C4 of formula (I) is a compound of formula 
(I) wherein R represents a 1, 1-dimethylbutyl group, n is 7.0, 
m is 1,0, and T represents SOjM wherein M represents lithium. 

Example C7 



Dye 3 


5-0 


Compound C7 of formula (X) 


10*0 


DSGmBS 


3.0 


Glycerin 


5.0 


Trimethylolpropane 


1.0 


Tr imethy lo let ha ne 


1.0 


Surfynol 465 


1.0 


Triethanolamine 


0.5 


KOH 


0.05 


ion-exchanged water 


Balance 



The compound C4 of formula (I) is a mixture of 50% by 
weight of a compound of formula (I), wherein R represents 
an n-butyl group, n is 9.0, m is 1.0, and T represents SO,M 
wherein M represents sodium, with 50% by weight of a compound 
of formula (I) wherein R represents an n-heptyl group, n is 
3.5r m is 2.0, and T represents SO^ wherein M represents 



potassium) • 

Example C8 

Dye 4 5.5 

Con^und CS of formula (X) 6.0 

Glycerin 5,0 

Diethylene glycol 5.0 
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Tetrapropylene glycol 
Triethanolamine 



0*9 



5^0 



KOH 



Ion-exchanged water 



Balance 



The coji^ound C8 of formula (I) is a mixture of 50% by 
weight of a compound of formula (I)^ wherein R represents 
a neopentyl group/ n is 0^ m is 1.0, and T represente SOjM 
wherein H represents potassium/ with 30% by weight of a 
compound of formula (I), wherein R represents an n-pentyl 
group, n is 2.5, m is 1.0, and T represents SO^H wherein M 
represents ammonia/ and 20% by weight of a compound of fozrmula 
(I) wherein R represents an isopentyl group, n is 3*0/ m is 
1*5/ and T represents SO3M wherein M represents sodium. 
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OpmpargtiYeEfflnTpleC 
[0102] 



5 





Comparative Example 
CI 




to 


Pigment 1 


5.0 




Glycerin 


10.0 




Dispersant 


3.0 




Nonionic surfactant 


1.0 


15 


Ion-exchanged water 


Balance 




Nonionic surfactant: Noigen EA-160 manu- 
fauctured by Dai-ichi Kbgyo Seiyaku Co.. 
Ltd. 


20 


Comparative Example 
C2 






Dye 2 


5.5 


25 


DEGmME 


7.0 


Diethylene glycol 


10.0 




2-Pyrrolldone 


5.0 




Ion-exchanged water 


Balance 


30 


Comparative Exanple 
C3 






Pigment 3 


5.5 




Dye1 


2.5 


35 


Diethylene glycol 


10.0 




Nonionic surfactant 


1.0 




Ion-exchanged water 


Balance 


40 


Nonionic surfactant: Evan 450 manufac- 
tured by Dai-ichi Kbgyo Seiyaku Co., Ltd. 



Pript gvalti^tipn t^t 



45 [0103] In the same manner as in Examples A1 to Ad and Comparative Examples B1 to B3, the inks of Exanpies CI 
to C8 and Comparative Examples CI to C3 were subjected to a print evaluation test, and the prints were evaluated for 
feathering. The results were as summarized in the following table. 





Ex.C 


Comp.Ex C 




1 


2 


3 


4 


5 


6 


7 


8 


1 


2 


3 


Conqueror 


A 


A 


A 


A 


A 


A 


A 


A 


0 


C 


C 


Favorit 


A 


A 


A 


A 


A 


A 


A 


A 


D 


D 


D 


ModoCopy 


A 


A 


A 


A 


A 


A 


A 


A 


C 


D 


D 
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(continued) 





Ex.C 


Comp.Ex C 




1 


2 


3 

w 


4 


5 




7 


fl 

o 




o 
c 


3 


Raoid CoDv 




A 






A 


A 


A 


A 


n 

L/ 




n 


EPSON EPP 




A 


A 






A 


A 


A 


r 




n 

kJ 


Xerox P 


A 


A 


A 


A 


A 


A 


A 


A 


c 


c 


D 


Xerox 4024 


A 


A 


A 


A 


A 


A 


A 


A 


D 


D 


D 


Xerox 10 


A 


A 


A 


A 


A 


A 


A 


A 


C 


D 


D 


Neenha Bond 


A 


A 


A 


A 


A 


A 


A 


A 


C 


D 


D 


Ricopy 6200 


A 


A 


A 


A 


A 


A 


A 


A 


D 


C 


D 


Yamayuri 


A 


A 


A 


A 


A 


A 


A 


A 


D 


D 


D 


Xerox R 


A 


A 


A 


A 


A 


A 


A 


A 


D 


D 


D 



Storage stability test 

[0104] The inks prepared in Examples CI to C8 were placed in sample bottles made of glass. The bottles were her- 
metically sealed, and allowed to stand at BO^^C for one week. At the end of this storage period, the inks were inspected 

for a change in occurrence sediments and a change in property values (viscosity and surface tension) from the inks 
before the standing. As a result, for ail the inks, substantially no change occun^ed in occun^ence of sediments and in 
property values. 

Example D 

Pigment dispersion 

[0105] Pigment dispersions used in Examples D1 to D4 were prepared as follows, A styrene/aaylic acid copolymer 
(weight average molecular weight 25000, acid value 200) (4 parts), 2.7 parts of triethanolamine, 0.4 part of isopropyl 
alcohol, and 72.9 parts of ion^exchanged water were completely dissolved in one another with heating at 70''C. Carbon 
black IVIA-100 (manufactured by Mitsubishi Kasel Corp.) (20 parts) was added to the solution. After premixing. disper- 
sion was candied out by means of Eiger Mill (manufactured by Eiger Japan) to an average pigment particle diameter of 
1 00 nm (percentage beads packing 70%, media diameter 0.7 mm) to obtain a pigment as a pigment dispersion. For the 
pigment thus obtained, the average diameter of dispersed particles was 105 nm. 

Watgr-gQiMbig pigment 

[01 06] The water-soluble pigment used in Example D5 is a water-soluble pigment prepared by oxidizing (nitrating) the 
surface of carbon black to introduce a carfc^onyl-terminated group and/or a cart)oxyl-terminated group into the surface. 
The average diameter of dispersed particles was 120 nm. 

[0107] The compound of formula (1) used in Example D is a mixture of compounds of formula (I) wherein EO repre- 
sents -CH2CH2O-. PO represents -CH(CH3)-CH20-, and T represents a hydrogen atom, R. EO. PO, and T being 
attached to one another In that order to represent formula R-(EO)n-(PO)m-T. 
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Example Dl Amount added (wt%) 

Pigment dispersion 1 5.0 

Compound Dl of formula (I) 8.0 

DEGmBE 2 . 0 

Glycerin 6 • 0 

1 , 5«Pentanediol 5 • 0 

Triethanolamine 0*8 

Ion-exchanged water Balance 

The compound Dl of formula (1) ie a compound of formula 

(I) wherein R represents a neopentyl group, n is 3r and m 
is 1.5. 

Example D2 

Pigment dispersion 4.5 

Compound d2 of formula <I) 10.0 

Dipropylene glycol 5.0 

Surfynol 465 1«2 

Triethanolamine 0 . 9 

Ion-exchanged water Balance 
The compound D2 of formula ( X ) is a compound of formula 
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(I) wherein R represents a t-butyl group, n is 3, and m is 



1,3. 

Example D3 

Pigment dispersion 5.5 

Con^und D3 of formula (I) 10 «0 

Diethylene glycol 7 • 0 

Thtodiglycol 3-5 

1 , 6-Hexanediol 5.0 

Triethanolamine 1 . 0 

Potassium hydroxide 0.1 

Xon<-exchanged water Balance 



The compound D3 of formula (I) is a compound of formula 
(I) wherein R represents a 1,3-dimethylbutyl group, n is 3, 
and m is 1.5. 



Example D4 



Pigment dispersion 


5.0 


Coi^pound D4 of formula (I) 


8.0 


TBGmBE 


3.0 


Diethylene glycol 


3.0 


1 , 5-*PeAtanediol 


2.0 


Dimethyl-2-imida20lidinone 


2.0 


sodium benzoate 


0.1 


Triethanolamine 


0.7 


Ion-exchanged water 


Balance 



The compound 04 of formula (I) is a compound of formula 
(I) wherein R represents an isobutyl group, n is 3, and m 



is 0.5. 

Example D5 

water-soluble pigment 3.0 

Compound P5 of formula (I) ^•O 

PEQnBE 2.0 

Glycerin 14.0 

Triethanolamine 0 . 9 

ion-exchanged water Balance 



The compound D5 of formula (I) is a mixture of 50% by 
weight of a compound of formula (l)r wherein R represents 
an n-hexyl group, n is 4, and m is 2, with 50% by weight of 



27 



10/11/06, EAST Version: 2.1.0.14 



EP 0 978 547 A1 



a compound of formula (1) wherein R represents a 2-ei:hylhexyl 
group, n is 4, and la is 0. 

5 



Evaluation test 

w 

[01 08] The inks prepared In Examples D1 to D5 were printed on Conqueror, Favorit, Mode Copy. Rapid Copy. EPSON 
EPP. Xerox 4024, Xerox 10, Neenha Bond, Ricopy 6200, Vkmayuri. and Xerox R papers. The prints were Inspected for 
the sharpness of edges and the rapid dryness of printed images and evaluated according to the following criteria. The 
evaluation results were expressed in terms of the average value on data for the various papers. 

15 

Item 1. Sharpness of edge 
[0109] 

20 A: Most of printed patterns were free from feathering and having sharp edges independently of types of papers 
B: For some printed patterns, somewhat unsharped edges having no practical problem were found with the differ- 
ence in edge sharpness being small among types of papers. 

C: For ail the types or some types of papers, the printed patterns suffered from unsharped edges and image barring 
and were unsuitable for practical use. 

25 

Item 2. Rapid dryness 
[0110] 

30 A: 30 sec after printing, touching of the prints by a finger did not cause smearing. 
B: 30 sec after printing, touching of the prints by a finger caused smearing. 

[Oil 1 ] The results were as summarized In the following table. 

35 



Ex. No. 


D1 


D2 


D3 


D4 


D5 


Evaluation 1 


B 


A 


B 


A 


B 


Evaluation 2 


A 


A 


A 


A 


A 



Example E 

45 [01 1 2] In the following examples, water-soluble pigments 1 to 4 are water-soluble pigments prepared by oxidizing the 
surface of carbon black having a particle diameter of 1 0 to 300 nm to introduce a cait)onyl-terminated group, a carboxyl- 
terminated group, a hydroxyl-terminated group and/or a sutfone-terminated group into the surface of the cartx^n black. 
The average particle diameter of the water-soluble pigments was as indicated in parentheses (unit: nm). 
[0113] The compound of formula (i) used in Example E is a mixture of a compound of formula (I), wherein T repre- 

50 sents a hydrogen atom, R, EG, PO. and T being attached to one another in that order to represent formula R-{E0)n1 • 
(P0)m1-X with a compound of formula (I) where'n T represents a hydrogen atom, R. PO. EO. and T being attached to 
one another in that order to represent formula R-(PO)m2-(EO)n2-T The former compound will be hereinafter referred 
to as "compound (1-1)," while the latter compound will, be hereinafter referred to as "compound (1-2)," 
[0114] In the following description, water-soluble dye 1 is Direct Black 154, water-soluble dye 2 Direct Yellow 132, 

55 water-soluble dye 3 Direct Blue 86. and water-soluble dye 4 Acid Red 52. 

[01 IS] Into all the Inks described below were added 0.1 to 1% by weight of Proxel XL-2 as a corrosion preventive for 
inks and 0.001 to 0.05% by weight of benzotriazole as a corrosion preventive for an Inkjet head member. 
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Example El 
Water-soluble pigment 1 (105) 
Compound El of formula (I-l) 
Compound £1 of formula (I*>2) 
DEGmBS 

Polymeric fine particle A 
Diethylene glycol 
2 -Pyrrol idone 
Ion-exchanged water 



Amount added (wt%) 
5.0 



Balance 



16.0 



3.0 



1.0 



3.0 



5,0 



1.0 



The compound El of formula (I-l) ie a compound of 
formula (I) wherein Rl represents a neopentyl group, nl is 
3/ and ml is 1.5. The compound El of formula (1-2) is a 
compound of formula (I) wherein R represents a hexyl group/ 
n2 ±8 5f and m2 is 2. 

Example E2 
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Water-soluble pigment 2 (85) 
Compound E2 of formula (I-l) 
Compound E2 of formula (1-2) 
Polymeric fine particle A 
Dipropylene glycol 
Surfynol 465 
Ion-*exchanged water 



Balance 



4.5 



2.0 



3.0 



5.0 



1.0 



1.2 



The compound £2 of formula (X-1) is a compound of 
formula (I) wherein Rl represents a t-butyl group, nl is 3, 
and ml is 1.3. The compound £2 of formula ( 1-2 ) is a compound 
of formula (I) wherein R represents an iso-butyl group, n2 
is 3f and m2 is 1. 



Example E3 



Water*-soluble pigment 3 (90) 


5.5 


Compound B3 of formula (I-l) 


I.O 


Compound E3 of formula (1-2) 


2.0 


Polymeric fine particle B 


10.0 


Diethylene glycol 


7.0 


Thiodiglycol 


3,5 


1,6-Hexanediol 


5.0 


Potassium hydroxide 


0.1 


Ion-exchanged water 


Balance 



The compound E3 of formula (i-l) and the compound E3 
of formula (I«»2) each are a compound of formula (I) wherein 
R represents a 1, 3«*dimethylbutyl group « nl n2 is 3, and 
ml m2 is 1.5. 

Example E4 

Water-soluble pigment 4 (80) 5.0 

Water-soluble dye 1 l.o 

Compound E4 of formula (I-l) 4.0 

Compound £4 of formula (1-2) 4.0 

TEGmBE 3 . 0 

Polymeric fine particle C 1*0 

D iet hy leneglycol 3.0 

1 , 5-Pentanediol 2.0 

Dimethyl-2-imidazolidinone 2 . 0 

Sodium benzoate 0*1 
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Triethanolamine 0 - 7 

Ion-exchanged water Balance 
The compound E4 of formula (I-l) and the compound E4 
of formula (1-2) each are a compound of formula (I) wherein 
R represents an isobutyl group, nl n2 is 3, and ml -i- m2 
is O.S. 

Example JB5 



Water-soluble pigment 1 (105) 


3.0 


water-soluble dye 1 


1.0 


Compound £5 of formula (X-1) 


4.0 


Compound E5 of formula (i-2) 


3.0 


DEGmBE 


2,0 


Polymeric fine particle D 


1*0 


Glycerin 


10*0 


Diethylene glycol 


4.0 


lon-exchanged water 


Balance 



The compound E5 of formula (1*1) and the compound £5 
of formula (1-2) each are a mixture of 50% by weight of a 
compound of formula (I) , wherein R represents an n-hexyl group, 
nl ^ n2 is 4# and ml m2 is 2 , with 50% by weight of a compound 
of formula (I) wherein R represents a 2-ethylhexyl group. 



nl -t' n2 is 4, and ml m2 is 0. 
Example £6 

Water-soluble dye 2 5*0 

compound £6 of formula (I-l) 5*0 

compound £6 of formula (1-2) I.O 

TCGfflBE 4 - 0 

Glycerin 10*0 

Thiodiglycol 2 . 0 

1 , 5-Pentanediol 1 . 0 

Ion-exchanged water Balance 



The compound E6 of formula (I-l) and the compound E6 
of formula (1-2) each are a compound of formula (I) wherein 
R represents a 1 , 1-dimethylbutyl group, nl -♦^ n2 is 4, and 
ml 4- m2 is 1. 

Example £7 

Water-soluble dye 3 5«0 
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Compound E7 of formula (I-l) 


B.O 


Compound B7 of formula (1-2) 


2*0 


DEGmBE 


3«0 


Glycerin 


5.0 


Trimethylolpropane 


1.0 


Tr imethy 1 ol et hane 


1-0 


Surfynol 465 


1.0 


KOH 


0.05 


Ion-exchanged water 


Balance 



The compound £7 of formula (l-l) and the compound E7 
of formula (1-2) each are a mixture of 50% by weight of a 
compound of formula (I), wherein R represents a lf3- 
dimethylbutyl group/ nl + n2 is 3, and ml za2 is 1, with 
50% by weight of a compound of formula ( I ) wherein R represents 
an n-heptyl group, nl > n2 is 3.5^ and ml «f m2 is 1. 



Example E8 

Water-soluble dye 4 5.5 

Compound E8 of formula (1-1) 3.0 

Compound E8 of formula (1-2) 3.0 

Glycerin 5 . 0 

Diethylene glycol 5.0 

Tetrapropylene glycol 5.0 

Ion-exchanged water Balance 



The compound E8 of formula (I-l) and the compound E8 
of formula (1-2) each are a mixture o£ 50% by weight of a 
compound of formula ( I ) wherein R represents a neopentyl group, 
nl + n2 is 1.0, and ml + m2 is 0.3, with 30% by weight of 
a compound of formula (I) wherein R represents an n-pentyl 
group, nl n2 is 2.5/ and ml m2 is 1.0^ and 20% by weight 
of a compound of formula (I) wherein R represents an isopentyl 
group, nl 4- n2 is 3.0, ml > m2 is 1,5. 



Print evaluation test 

[01 16] In the same manner as In Examples A1 to AS and Comparative Examples B1 to B3, the inks of Examples El 
to E8 were subjected to a print evaluation test, and the prints were evaluated for feathering. The results were as sum- 
marized In the following table. 
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Ex.E 




1 


2 


3 


4 


5 


6 


7 


8 


Conqueror 


A 


A 


A 


A 


A 


A 


A 


A 


ravofrt 


A 


A 


A 


A 


A 


A 


A 


A 


Modo Copy 


A 


A 


A 


A 


A 


A 


A 


A 


Rapid Copy 


A 


A 


A 


A 


A 


A 


A 


A 


broUlM err 




A 

A 


A 

A 


A 

A 


A 

A 


A 

A 


A 

A 


A 


Yetrrtv P 
AcrOX r 


A 


A 


A 


A 


A 


A 


A 


A 


Xerox 4024 


A 


A 


A 


A 


A 


A 


A 


A 


Xerox 10 


A 


A 


A 


A 


A 


A 


A 


A 


Neenha Bond 


A 


A 


A 


A 


A 


A 


A 


A 


Ricopy 6200 


A 


A 


A 


A 


A 


A 


A 


A 


Yamayuri 


A 


A 


A 


A 


A 


A 


A 


A 


Xerox R 


A 


A 


A 


A 


A 


A 


A 


A 



25 

Claims 

1 . An ink for ink jet recording, comprising at least a water-soluble colorant, a water-soiuble organic solvent, water, and 
a mixture of two or more compounds represented by formula (I): 

$0 

R-[(E0)n-(PO)m]k-T 

wherein 

35 EO represents an ethyleneoxy group; 

PO represents a propyleneoxy group; 

T represents an OH group or SO3M wherein M represents a hydrogen atom, an alkali metal, an Inorganic base, 
or an organic amine; 
m and n are each an Integer; 
40 k is a natural number of not less than 1 ; and 

R represents a CaH2a.k-i Q^^^P (where a represents natural number at 4 to 10) or an Ra-CaH2a.K-2 d''^uP 
(where a represents natural number of 4 to 10) wherein Ra represents a group represented by formula 

T-[(PO)m'-(EO)nlk- 

45 

wherein 

EO. PO, T and k each are as defined above; and 
n' and m' are respectively n and m, 

EO and PO being arranged, regardless of oixier in the parentheses, randomly or as blocks joined together, 
50 n or n 4- n' being 1 to 10 with m or m + m' being 0 to 5 when n and m and n' and m' are expressed in terms of 

the average value for the mixture of compounds represented by formula (I) contained in the ink. 

2. The ink according to claim 1 , wherein the compounds, represented by formula (I), constituting the mixture each are 
such that R represents a CBH2a.t(.i Qroup and T represents a hydrogen atom. 

55 

3. The ink according to claim 1 . wherein the compounds, represented by formula (I), constituting the mixture each are 
such that R represents an Ra-CaH2a.k.2 sroup and T represents a hydrogen atom. 
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4. The ink according to claim 1 . wherein the conipounds, represented by formula (i). constituting the mixture each are 
such that R represents a CaHga-k-i Q^^P and T represents SOal^^. 

5. The ink according to claim 1 , wherein the compounds, represented by formula constituting the mixture each are 
such that R represents a CaH2a-k-i group, EO represents -CH2CH2O-. PO represents -CH(CH3)-CH20-, and T rep- 
resents a hydrogen atom. R, EO. PO. and T being attached to one another in that order to represent fbnnula R- 
(EO)n-(PO)m-T 

6. The ink according to claim 1 , wherein the mixture of compounds represented by formula (I) is composed of: 

a compound represented by formula (i) wherein R represents a CaH2a^c-i O^up and T represents a hydrogen 
atom, R, EO, PO, and T being attached to one another in that order to represent formula R-(EO)n-(PO)m-T; 
and 

a compound represented by formula (!) wherein R represents a CaH2a.k.i group and T represents a hydrogen 
atom, R. £0, PO. and T being attached to one another in that order to represent formula R-(PO)m-(EO)n-T 

7. The ink according to any one of claims 1 to 6. wherein n and m in the mixture of compounds represented by formula 
(I) satisfy n/m s 0.5. 

8. The ink according to any one of claims 1 to 7. wherein the compound represented by formula (I) has an average 
molecular weight of not more than 2000. 

9. The ink according to any one of claims 1 to 8. wherein the mixture of compounds represented by formula (I) is com- 
posed of: 

a compound represented by formula (I) wherein R represents a butyl, pentyl, hexyl. heptyl. octyl, nonyl, or 
decyl group; and 

a compound represented by formula (I) wherein R represents a butyi. pentyl. hexyl, heptyl, octyl, nonyl, or 
decyl group. 

10. The ink according to any one of claims 1 to 9. wherein R represents a straight-chain or branched CaH2a.k.i group. 

1 1 . The ink according to any one of claims 1 to 1 0. which further comprises 0 to 1 0% by weight of (dQpropylene glycol 
monobutyl ether. 

1 2. The ink according to claim 1 1 . wherein the weight ratio of the compound represented by formula (I) to (di)propylene 
glycol monobutyl ether is 1 : 0 to 1 : 10. 

13. The ink according to any one of claims 1 to 12. which further comprises 0 to 5% by weight of an acetylene glycol 
surfactant. 

14. The ink according to claim 1 3, wherein the weight ratio of the compound represented by formula (I) to the acetylene 
glycol surfactant Is 1 : 0 to 1 : 3. 

1 5. The ink according to any one of claims 1 to 14, which further comprises 0 to 20% by weight of diCtrQethylene glycol 
monobutyl ether. 

1 6. The ink according to claim 1 5. wherein the weight ratio of the compound represented by formula (I) to di(tri)ethylene 
glycol monobutyl ether Is 1 : 0 to 1 : 10. 

17. The ink according to any one of claims 1 to 16, wherein the water-soluble colorant is a water-soluble dye and/or a 
water-soluble pigment dispersible in water. 

18. An Inkjet recording method comprising the steps of: ejecting a droplet of an ink; and depositing the droplet onto a 
recording medium to perform printing, wherein the ink is one according to any one of claims 1 to 1 7. 

19. A recorded medium recorded by the Inkjet recording method according to claim 18. 
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